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After cooling to rt, CH 2 Cl 2 (250 mL) and a 10% aq NaCO 3 solution (250 mL) were added. The phases were separated and the aq layer was extracted with CH 2 Cl 2 (3 × 250 mL). The combined organic layers were dried with Na 2 
Synthesis of (2R,2'S,4'R)-Ethyl 2-[2'-(p-bromophenyl)-1',3'-dioxolan-4'-yl)-2-(tert-butyldimethylsiloxy) ethanoate and (2R,2'R,4'R)-diastereomer (2):
The above described p-bromophenyl protected ethyl ester (10.0 g, 30.2 mmol, d.r.
77:23) was dissolved in CH 2 Cl 2 (61 mL) and the solution was cooled to 0 °C under argon atmosphere. Imidazole (3.69 g, 54.3 mmol) and DMAP (184 mg, 1.50 mmol)
were added. Afterwards a solution of TBSCl (5.27 g, 35 .0 mmol in 4.6 mL CH 2 Cl 2 ) was added dropwise. The reaction mixture was stirred for 1 d at rt. TLC analysis indicated incomplete conversion of the starting material. Additional amounts of imidazole (1.85 g, 27.2 mmol), DMAP (92 mg, 7.5 mmol) and TBSCl (2.6 g, 17.3 mmol in 2 mL CH 2 Cl 2 ) were added and stirring at rt was continued for 2 d. After addition of brine (30 mL) the reaction mixture was extracted with CH 2 Cl 2 (3 × 50 mL).
The combined organic layers were dried with Na 2 SO 4 , filtered through cotton and the solvent was removed in vacuo. The obtained crude material (orange oil, 16.0 g) was purified by column chromatography (silica gel, pure hexanes to hexanes/EtOAc 50:1 to 25:1) to yield TBS-protected ethyl ester 2 (13.5 g, quant., d.r. 83:17) 4, 128.7, 129.1, 129.2, 129.3, 129.4, 129.46, 129.49 (8 d [5] . H, 8.98; N, 3.20; found: C, 62.80; H, 8.97; N, 3. 14. Alcohol 11 (300 mg, 0.689 mmol) was dissolved in CH 2 Cl 2 (5 mL) and TBAI (93 mg, 0.25 mmol) was added. After cooling the reaction mixture to −20 °C, NaOH solution (9 N; 5.0 mL, 45 mmol) and propargyl bromide (0.5 mL, 5.6 mmol) were added and the solution was stirred for 7 d at rt. Water (5 mL) was added and the phases were separated. The aq layer was extracted with CH 2 Cl 2 (3 × 10 mL). The combined organic layers were washed with brine, dried with Na 2 SO 4 , filtered through cotton and s19 the solvent was removed in vacuo. 
Synthesis of (1R,2R,4R,5S,6S)-7-benzyl-2-(p-bromophenyl)-5-(tert-butyldi

Reduction of 12: (1S,4R,5S,6R,10S)-7-benzyl-5-(tert-butyldimethylsiloxy)-4-
Reduction of 13: (1S,2R,4R,5S,6R,10S)-7-Benzyl-2-(p-bromophenyl)-5-(tertbutyldimethylsiloxy)-4-(hydroxymethyl)-
Reduction of 17: (1S,4S,5S,6R,10S)-7-benzyl-5-(tert-butyldimethylsiloxy)-2,2-dimethyl-4-[(prop-2'-inyloxy)methyl]-3,8-dioxa-7-azabicyclo[4.3.1]decan-10-ol
Synthesis of (1S,4S,5S,6R,10S)-7-benzyl-2,2-dimethyl-4-[(prop-2'-inyloxy)-methyl]-3,8-dioxa-7-azabicyclo[4.3.1]decan-5,10-diol (18):
Following typical procedure 4, the above described TBS-protected alcohol (765 mg, 46; H, 7.53; N, 3.88; found, C, 66.49; H, 7.57; N, 3.88 . Following typical procedure 4, the above described tricyclic compound (425 mg, 1.01 mmol) and TBAF (2 mL, 2.0 mmol) were reacted in THF (21 mL) for 3.5 h at 0 °C to rt. The obtained crude material (yellow oil, 500 mg) was purified by column chromatography (silica gel, hexanes/ 4 (d, 127.4, 128.3, 128.5, 129.4 (3 d, s, Ph) H, 7.59; N, 4.59; found, C, 66.83; H, 7.49; N, 4.52 . 3 (d, 68.6 (t, 71.8 (d, 72.7 (d, 78.7 (s, 127.7, 128.3, 128.7, 137.2 (3 d, s, Ph) H, 8.28; N, 12.11; found, C, 59.50; H, 8.70; N, 11.31 . 
Synthesis of (1R,4S,5S,6S)-
Synthesis of (1S,4S,5S,6R,10S)-4-(azidomethyl)-7-benzyl-5-(tert-butyldi
Synthesis of (1S,4S,5S,6R,10S)-4-(azidomethyl)
-
